
  Digestion HClO4 Fish  
   

Handbook on the selection of methods for digestion and determination of total P in environmental samples 
 

25.03.2020 4.3.3 (Version 1.0) 1 

4. Digestions 
 

4.3 Boiling Digestions 
 

4.3.3 Digestion with HClO4: fish meat and fish bones  

 
Dana Zimmer, Sebastian Marcus Strauch, Rhena Schumann  

 

All works take place under the fume hood! Check if the available 

fume hood is suitable for HClO4! 

 

Day 1: Preparation and HClO4 digestion 

► Put on protective clothing (gloves, apron, glasses). 

► Weigh in 250 mg dried fish sample in Teflon vessels (Heinrichs et al. 

1986). 

► To oxidize the organic substance 3 ml conc. HNO3 are added and the 

samples are heated to 60 °C on a hotplate for 1 hour. 

► Subsequently, 3 ml conc. HClO4 are added and the Teflon vessels are 

closed. 

► The vessels are heated in the oven to 185 °C for 12 hours. 

 

Day 2: Quantitative transfer for the determination of elements 

► Afterwards, the vessels are opened carefully and 

► the acids are evaporated at 185 °C on the heating plate until the 

samples are almost dry. 

► Subsequently, the samples are evaporated 3 times with 2 ml 1 + 1 

HCl. 

► Add 5 ml 2 vol. % HNO3 to the samples and handle for 1 h at 60 °C. 

► After cooling down, the sample is transferred into a 50 ml centrifuge 

tube and 

► rinsed with 2 vol. % HNO3 from the Teflon vessel and filled with             

2 vol. % HNO3 up to 50 ml in the centrifuge tube. 

► The determination of element took place at ICP-OES at IOW (iCAP 

7400 Duo, Thermo Fisher Scientific). 
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